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D scription 

Field of the Invention 

[0001] The present invention relates to a pipette to be attached to the nozzle of a liquid suction apparatus upon 
examination of the blood or the like; and a filter attached to the pipette. 

Description of the Related Art 

[0002] Upon examination of the body liquid such as blood, or urine, a pipette (dropper-type chip) is attached to the 
nozzle of a liquid suction apparatus and a predetermined amount of a test liquid is suctioned from and reserved in the 
pipette. This test liquid is then dispensed into test cuvettes by releasing suction. To the test liquid in each of the test 
cuvettes, a reagent is poured in a similar manner to the above. 

[0003] Upon dispensation of a test liquid or reagent as described above, it is necessary that the nozzle of a suction 
apparatus is free from adhesion and contamination with the test liquid or reagent and if the suction is not conducted in 
a clean room, the nozzle is free from adhesion and contamination with a dust in the air or the like. 
[0004] It is therefore the common practice to insert, in a pipette, a filter made of a polypropylene fiber bundle or pol- 
yethylene terephthalate fiber bundle, or an urethane foam filter, thereby preventing the passage of a test liquid or rea- 
gent or cleaning the air. " 1 

[0005] Such filters are however accompanied with the problem that since they are soft with a low modulus elasticity 
they tend to move by a suction pressure applied upon suction of a liquid, making it difficult to maintain a predetermined 
volume of a reservoir upstream of the filter and dispense a fixed amount of the liquid with high precision. 
[0006] For recycling or reducing an amount of trash, a filter is required to be used in repetition after sterilizing treat- 
ment in an autoclave or the like when used for the same kind of a test liquid or reagent The above-described filter made 
of a plastic fiber bundle however cannot continue to have a normal filter function if subjected to such a treatment 
because by the steam heat, shrinkage of the fibers occur owing to a residual stress upon stretching leadinq to shrink- 
age in the diameter of the filter. 

Summary of the Invention 

[0007] An object of the present invention is to provide a pipette which can dispense a fixed amount of a liquid with 
high precision and can be used in repetition even after autoclave treatment. 

[0008] The pipette according to the present invention comprises a dropper type chip and a porous sintered resin 
filter or a composite filter of a porous sintered resin and a nonwoven fabric attached to the inside of the dropper type 
chip. It is preferred to use, as the porous sintered resin, an ultra-high-molecular-weight polyethylene or polypropylene. 

Brief Description of the Drawings 
[0009] 

FIG. 1 illustrates one example of the pipette according to the present invention. 
FIG. 2 illustrates one example of the pipette filter according to the present invention. 

Detailed Description of the Invention 

[001 0] Embodiments of the present invention will next be described with reference to accompanying drawings 
[0011] FIG. 1 illustrates one example of the pipette according to the present invention. In FIG 1 indicated at 
numeral 1 is a dropper type chip which has, at the rear end thereof, a mouth tube 1 1 for attaching this chip to the nozzle 
of a suction apparatus and has equipped, inside of it, with a porous sintered resin filter 2. 

[0012] The above-described dropper type chip can be produced by injection molding of a resin, such as polycar- 
bonate, having excellent solvent resistance, acid resistance, alkali resistance, hygienic properties, dusting-free charac- 
teristics, radiation resistance, autoclave resistance and mechanical strength. 

[0013] For the above-described porous sintered resin filter, a polyolefin such as ultra-high-molecular-weight poly- 
ethylene or polypropylene in the powdery form is used as a raw material. The filter has a rigid steric structure made of 
resin powders fused and integrated via gaps so that it usually has a compressive modulus as high as at least 200 
kg/cm . 

[0014] Usually, the porous sintered resin is adjusted to have a maximum inner diameter of 5 to 10 mm and a filter 
of the porous sintered resin is adjusted to have a thickness within a range of 0.5 to 3 mm as described later. 
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[001 5] Prior to dispensing of a test solution or reagent by using the pipette of the present invention, the test solution 
or the like is suctioned in advance in the pipette attached to the nozzle of a suction apparatus at the mouth tube portion 
of the pipette. 

[0016] In this case, since the porous sintered resin filter prevents the passage of the test solution; and the attached 
state of the porous sintered resin filter to the inside of the pipette can be maintained stably even if a suction pressure is 
applied thereto because a large compressive modulus enables attachment of the filter with a high fixing strength, a con- 
stant volume of the test solution can be reserved in a dispensing space upstream of the filter. In addition, as will be 
apparent from the examples which will be described later, the positioning accuracy of the porous sintered resin filter in 
the pipette can be heightened remarkably. The dispensing space upstream of the filter can be adjusted to have a pre- 
determined volume with high precision and at the same time, the volume of this space can be kept constant during dis- 
pensation, which permits dispensing with high precision. 

[0017] When the same kind of a test solution or reagent is dispensed, the pipette of the present invention can be 
used in repetition after exposure to radiation or treatment in an autoclave. 

[0018] Different from a filter made of a resin fiber bundle, the porous sintered resin filter has excellent size stability 
against heating even if the residual stress is substantially zero so that highly precise dispensing can be maintained with- 
out changing the attaching position of the filter to the inside of the pipette even after an autoclave treatment 
[0019] The above -described porous sintered resin filter can be produced by filling, in a mold, polyolefin powders, 
particularly, powders of an ultra-high-molecular-weight polyethylene or polypropylene (having a viscosity- average 
molecular weight of 500,000 to 10,000,000, preferably 1,000,000 to 7,000,000), applying a predetermined pressure on 
these powders, sintering in a heating furnace kept at a temperature not lower than the melting point of the ultra-high- 
molecular-weight polyethylene or polypropylene, cooling the mold and releasing the resulting porous block from the 
mold, cutting the porous block into a sheet and then, punching out or cutting this sheet into a predetermined shape. 
[0020] Alternatively, the porous sintered resin filter can be produced by filling an ultra-high-molecular-weight poly- 
ethylene or polypropylene in a mold, heating it at a temperature lower than the melting point of this polyethylene or poly- 
propylene, applying a pressure to obtain a preform, placing this preform in a vacuum atmosphere to remove the airfrom 
the preform, sintering it in a water vapor heated to a temperature riot lower than the melting point of the polyethylene or 
polypropylene, cooling, thereby obtaining a porous block, cutting this porous block into a sheet, and then punching out 
or cutting this sheet into a desired shape. 

[0021] The compressive modulus or average pore size of the above-described porous sintered resin filter can be 
adjusted by changing the particle size of the ultra-high-molecular-weight polyethylene or polypropylene. In order to 
attain the compressive modulus or average pore size which will be described later, the particle size of the ultra-high- 
molecular-weight polyethylene or polypropylene powder is adjusted to 30 to 1 70 jwn, preferably 1 00 to 1 70 urn 
[0022] The compressive modulus of the porous sintered resin filter may be 100 to 1000 kg/cm 2 , preferably 200 to 
400 kg/cm 2 . A porous sintered resin usually has a compressive modulus of at least 1 00 kg/cm 2 . The compressive mod- 
ulus exceeding 1000 kg/cm 2 , however, tends to make elastic compression of the porous sintered resin filter difficult, 
thereby preventing the smooth insertion of it in the pipette. 

[0023] The average pore size of the porous sintered resin filter is usually 10 to 100 jurn, preferably 20 to 40 urn. 
When the average pore size is less than 10 urn, a suction pressure upon dispensing must be increased to a markedly 
high level, sometimes making a suction work difficult. When the average pore size exceeds 100 u,m, on the other hand, 
the passage of a test solution or the like sometimes cannot be prevented completely. 

[0024] The air permeable amount of the above-described porous sintered resin filter, as measured by the Frazier 
method, usually ranges from 0.5 to 20 cc/cm 2 * sec, preferably 1 to 5 cc/cm 2 ♦ sec. When it is less than 0.5 cc/cm 2 - sec, 
a suction pressure upon pouring must be increased to a markedly high level, sometimes making a suction work difficult. 
When it exceeds 20 cc/cm 2 • sec, on the other hand, difficulty is sometimes encountered in complete prevention of the 
passage of a test solution or the like. 

[0025] As a powdery resin for the porous sintered resin filter, an ultra-high -molecular-weight polyethylene is desired 
from the viewpoint of solvent resistance, acid resistance, alkali resistance, hygienic properties, dusting-free properties, 
radiation resistance, autoclave resistance and mechanical strength. It is also possible to use polypropylene powders. 
[0026] Although the thickness of the porous sintered resin filter is determined in accordance with the shape of the 
pipette, or test solution or reagent to be dispensed, it usually ranges from 0.5 to 3 mm, preferably 1 to 2 mm. The filter 
can also be adjusted to have a thickness exceeding 3 mm. 

[0027] In order to disturb the passage of a liquid, the porous sintered resin filter can be subjected to water repellent 
treatment such as fluorine coating or another treatment for imparting water repellency. It is also possible to improve the 
heat resistance of the filter by increasing a crosslink density by exposure to electron beams. 

[0028] It is also possible to heat laminating a nonwoven cloth 21 to the front surface of the porous sintered resin 
sheet 2 or to use a punched composite having a nonwoven cloth layer disposed by the melt blow method. 
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Example 1 

[0029] An urtra-high-molecular-weight polyethylene having a viscosity-average molecular weight of 2,000,000 was 
filled in a mold, followed by heating for 6 hours at a temperature a little lower than the melting point of the polyethylene. 
5 After application of a pressure to the powdery polyethylene to adjust its density, it was sintered. The sintered product 
was cooled gradually at room temperature, whereby a porous rod was obtained. The resulting rod was cut into a porous 
ultra-high-molecular-weight polyethylene sheet having a thickness of 2 mm, compressive modulus of 250 kg/cm 2 , air 
permeable amount, as measured by the Frazier method, of 1.5, porosity of 30% and average pore size of 35 urn. The 
sheet was punched into a 2.4 mm0 filter. 

10 

Example 2 

[0030] An ultra-high-molecular-weight polyethylene having a viscosity- average molecular weight of 2,000,000 was 
filled in a mold, followed by heating for 6 hours at a temperature a little lower than the melting point of the polyethylene. 
15 After application of a pressure to the powdery polyethylene to adjust its density, it was sintered. The sintered product 
was cooled gradually at room temperature, whereby a porous rod was obtained. The resulting rod was cut into a porous 
ultra-high-molecular-weight polyethylene sheet having a thickness of 1 mm, compressive modulus of 250 kg/cm 2 , air 
permeable amount, as measured by the Frazier method, of 3, porosity of 30% and average pore size of 35 urn. The 
sheet was punched into a 2.4 mm0 filter. 

20 

Example 3 

[0031] An ultra-high-molecular-weight polyethylene having a viscosity-average molecular weight of 4,500,000 was 
filled in a mold, followed by heating for 6 hours at a temperature a little lower than the melting point of the polyethylene. 
25 After application of a pressure to the powder polyethylene to adjust its density, it was sintered. The sintered product was 
cooled gradually at room temperature, whereby a porous rod was obtained. The resulting rod was cut into a porous 
ultra-high-molecular-weight polyethylene sheet having a thickness of 2 mm, compressive modulus of 350 kg/cm 2 , air 
permeable amount, as measured by the Frazier method, of 0.8, porosity of 28% and average pore size of 30 um The 
sheet was punched into a 2.4 mm0 filter. 

30 

Example 4 

[0032] An ultra-high-molecular-weight polyethylene having a viscosity-average molecular weight of 4,500,000 was 
filled in a mold, followed by heating for 6 hours at a temperature a little lower than the melting point of the polyethylene. 
35 After application of a pressure to the powder polyethylene to adjust its density, it was sintered. The sintered product was 
cooled gradually at room temperature, whereby a porous rod was obtained. The resulting rod was cut into a porous 
ultra-high-molecular-weight polyethylene sheet having a thickness of 1 mm, compressive modulus of 350 kg/cm 2 , air 
permeable amount, as measured by the Frazier method, of 1.7, porosity of 35% and average pore size of 30 jim. The 
sheet was punched into a 2.4 mm0 filter. 

40 

Example 5 

[0033] An ultra-high-molecular-weight polyethylene having a viscosity-average molecular weight of 6,000,000 was 
filled in a mold, followed by heating for 6 hours at a temperature a little lower than the melting point of the polyethylene. 
45 After application of a pressure to the powdery polyethylene to adjust its density, it was sintered. The sintered product 
was cooled gradually at room temperature, whereby a porous rod was obtained. The resulting rod was cut into a porous 
ultra-high-molecular-weight polyethylene sheet having a thickness of 3 mm, compressive modulus of 350 kg/cm 2 , air 
permeable amount, as measured by the Frazier method, of 3, porosity of 35% and an average pore size of 35 jam. The 
sheet was punched into a 2.4 mm0 filter. 

50 

Example 6 

[0034] Onto the upper surface of the 0.1 mm-thick porous ultra-high-molecular-weight sheet obtained in Example 
2, a nonwoven cloth was thermolaminated, whereby a composite sheet of 1.5 mm thick was obtained. The sheet was 
55 punched into a filter of 2.4 mm0. 
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Comparative Example 1 

[0035] A filter made of a polyethylene terephthalate fiber bundle and having a thickness of 3 mm and an outer diam- 
eter of 2.4 mm0 was used. 

5 

Comparative Example 2 

[0036] A filter made of cellulose and having a thickness of 3.5 mm and an outer diameter of 2.4 mm0 was used. 
[0037] Per each of the filters obtained in the above-described examples and comparative examples, five lots (one 
io lot consisting of 96 filters) were produced (480 filters in total). With forceps, each of the filters was attached to the inside 
of a polycarbonate-made dropper type chip having a height of 53 mm. The position of the filter was measured after sev- 
eral hours. 

[0038] The filter positioned within 8.5 mm from the upper end was ranked as a, that positioned between 8.5 to 9.5 
mm was ranked as b, that positioned between 9.5 to 1 0.5 mm was ranked as c, that positioned between 1 0.5 mm to 1 1 . 
15 5 mm was ranked as d and that positioned at 1 1 .5 mm or greater from the upper end was ranked as e. The distribution 
of the above-described results is shown in Table 1 . 



Table 1 



30 



Position 


a 


b 


c 


d 


e 


Example 1 


0 


0 


480 


0 


0 


Example 2 


0 


0 


0 


480 


0 


Example 3 


0 


0 


480 


0 


0 


Example 4 


0 


0 


0 


480 


0 


Example 5 


0 


480 


0 


0 


0 


Example 6 


0 


0 


480 


0 


0 


Comp. Ex. 1 


0 


127 


253 


77 


23 


Comp. Ex. 2 


3.3 


215 


162 


64 


0 ; 



35 [0039] As is apparent from Table 1 , 480 samples are ail positioned at the same height, thus exhibiting high position- 
ing accuracy, while the fixed position scatters widely in Comparative Examples 1 and 2. 

[0040] From the above results, it can be confirmed that the porous sintered resin filter according to the present 
invention can be attached to a desired position inside of a pipette with high precision. 
* [0041] After the filters obtained in Examples and Comparative Examples were dried sufficiently, they were heated 
40 in an autoclave of 1 21 °C for about 1 hour and existence of shrinkage was observed. The position of each of the filters 
obtained in Examples 1 to 6 did not show any change from the first attached position, while each of the filters obtained 
in Comparative Examples shrank and the attached position differed before and after the heating. 

[0042] From the above-described observation results, it can be confirmed that the attached position of the porous 
sintered resin filter according to the present invention was maintained with high precision even after autoclave treat- 
45 ment. 

[0043] In order to evaluate alcohol absorption, an alcohol solution was drawn by suction into a pipette having a filter 
attached thereto until it was brought into contact with the front surface of the filter. Two seconds after the solution was 
released, the weight of the filter was measured. The weight difference before and after the release of the solution is 
shown in Table 2. 

50 



Table 2 



Weight difference 


<0.1 g 


0.1 to 0.3 g 


0.3 to 0.6 g 


> 0.6 g 


Example 1 


428 


52 


0 


0 


Example 2 


458 


22 


0 


0 


Example 3 


439 


41 


0 


0 



5 



3 DOC ID: <EP 1095703A1 J_> 



EP 1 095 703 A1 

Table 2 (continued) 



Weight difference 


< 0.1 g 


0.1 to 0.3 g 


0.3 to 0.6 g 


>0.6g 


Example 4 


463 


17 


0 


0 


Example 5 


413 


67 


0 


0 


Example 6 


445 


35 


0 


0 


Comp. Ex. 1 


0 


356 


119 


5 


Comp. Ex. 2 


0 


327 


131 


22 



[0044] From the measuring results in Table 2, it has been found that the pipette equipped with the filter of the 
present invention permits good dispensation while preventing the penetration of a solvent even if a test solution is an 
alcohol solvent type. 

[0045] The pipette according to the present invention is equipped with a porous sintered resin filter. Since the 
porous sintered resin filter can be fixed to the inside of the pipette with high fixing strength owing to its large compres- 
sive modulus and the fixed state can be maintained stably against the suction pressure, a constant amount of a test 
solution can be stored stably in a dispensing space upstream of the filter. In addition, since the filter can be attached to 
the ins.de of the pipette with markedly high positioning accuracy, the volume of the dispensing space can be set at a 
predetermined volume with high precision and this volume can be maintained permanently during dispensation which 
permits highly precise dispensation. 

[0046] When the pipette is used in repetition after exposure to electron beams or autoclave treatment since the 
residual stress of the porous sintered resin filter is substantially zero and it has excellent size stability against heating 
the attached position to the inside of the pipette can be maintained even after autoclave treatment and highly precise 
dispensation of a fixed amount can be maintained. 

[0047] In particular, a porous sintered resin filter made of an ultra-high-molecular-weight polyethylene has excellent 
solvent resistance, acid resistance, alkali resistance, hygienic properties and radiation resistance and in addition is free 
from the problems of the conventional resin bundle filter such as dusting due to cutting of fibers. 
[0048] The entire disclosure of each and every foreign patent application from which the benefit of foreign priority 
has been claimed in the present application is incorporated herein by reference, as if fully set forth. 

Claims 



1. A pipette comprising: 

a dropper-type chip; and 

a filter comprising a porous sintered resin, 

wherein the filter is attached to the inside of the chip. 

2. A pipette according to claim 1 , wherein the filter further comprising a nonwoven fabric so as to form a composite 
filter. r 

3. A pipette filter comprising a porous sintered resin. 

4. A pipette filter according to claim 3, which further comprises a nonwoven fabric so as to form a composite filter. 

5. A pipette filter according to claim 3, wherein the porous sintered resin is a polyolefin. 



A pipette filter according to claim 3, wherein the polyolefin is an ultra-high-molecular-weight polyethylene or poly- 
propylene. 1 K y 



7. A pipette filter according to claim 6, wherein the ultra-high-molecular-weight polyethylene or polypropylene has a 
viscosity-average molecular weight of 500,000 to 10,000,000. 

8. A pipette filter according to claim 3, wherein the porous sintered resin has a compressive modulus of 1 00 to 1000 
kg/cm. 



9. A pipette filter according to claim 3, wh rein the porous sintered resin has an average pore size of the porous 



sin- 
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tered resin of 1 0 to 1 00 jim. 

10. A pipette filter according to claim 3, wherein the porous sintered resin has an air permeable amount of 0.5 to 20 
cc/cm 2 • sec, as measured by the Frazier method. 
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FIG. 1 




FIG. 2 
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